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RmREERIRE

BRPEEE A D.EWNE

1 SEE
AFRHERLE TR P AR A HEAE R E MZEA: R D I E 5 ik,
APRUER — S T a4 R A AR E pillE .
ACBR S S TR R BRI SF B R 4R A R E i E .
APRAESE =L TR 4EE R D, M4EA R D, g9l .
AR S DO VE G TR B P A R D, B4R R Dy B9IE

F—iF ERPHEEITANMELEZENNE RESVUREEREE

2 JRiE

AR R A K AEE R E 2 A O yetn S e b gl i) AR I i ik e 46 5 . Cy 2 PFP
AR G FE 23 2 52 SMG I 5 35 LA I 4 A L SR I S 4

3 WF AR

BRAE 53 A UL AR J7 3k B R 32 S 2 v 4. K O GB/T 6682 MURE 9 — K .

3.1 iKF
oK ZBECC, H O : & AN FTEERY L & HES I AL,
HLIR MR (Cs He Os) o
SEALE (KOH),

L[ (CH,CH, O] . & & A EF i Y . A ksl A2,
A (CsH, O i B H 30°C ~60°C,

TeK B R B4 (Na, SO, .

pH iR 4E(pH JEH 1~14),

R (CH; OHD 8,3 46,

VE R 75 1 B =100 U/mg.

10 2,6- U T FXTH B (C; Hy, O) & FK BHT,

W W W W W W W W W w
© o N o N w N -

1
1
1
1
1
.
1
1
1
1.

3.2 WHFIEH

3.2.1 SEAMIER (50 g/100 @) FREL 50 ¢ A& LM, WA 50 mL KEM . AHE . MAETRLE
i
3.2.2 AIMEE-Z BRI (1+1) S H 200 mL A B, A 200 mL Z B, 15T,
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3.2.3 ARSIk HLER 0.22 pm)
3.3 tREm
331 HEZEARESR

EEIE(Cyo Hy O, CAS 5 :68-26-8) : Al =95 %6 , 848 [ ZEIAE I 4527 b HE W T HE 15 (0 AR 40 5k
332 HEZRERESR

3.3.2.1 a-HFB(CyyHs O, ,CAS 5 :10191-41-0 )+ 4l fF =95 %, 8 28 [F 2N UE I 4% 7 b e W) 5 iE
F 5 HE ) 5T

3.3.2.2 BHEBEM(CyuHi O, . CAS 5 :148-03-8) : 4l fF =95 % . ok 28 [ Z U AIE I 42 T 45 fE 9 o UE 45 1)
PR UEY

3.3.2.3 vy AEBEM (CyuyHis O, , CAS 5 :54-28-4) 4l =95 %, 3% 28 B K UIE I 52 7 br 1 9 BE 5 19 b
HEY I .

3.3.2.4 0B (C,y Hy O, ,CAS 5 :119-13-1) 4l B =95 % » 8 28 [ K UGIE 52 T b5 1 9 B E 5 19 b
HEY) I

3.4 HRAERREL S

3.4.1 HEAEER A BRIERK I (0.500 mg/mL) MEMIFRIL 25.0 mg AE/E R A brdfEil  JHICK QA
Ja A 50 mL Fwh 8RS B2 WK EE 298 0.500 mg/mL., KW RS 2 AR AR
LB EE TR —20 CREDEORAEARAN 1A H o i HTECE W R 2 20 °C L JF A7 W AL IE (K E
JrEZ ULk B,

3.4.2 HEA R E bREMAE K (1.00 mg/mL) : 3 HIMEFI R o E B W BB - EFE B M o-A4 B W
% 50.0 mg, HTE/K OB JE 5 A 50 mL R B 5 B2 8, I WO B2 2928 1.00 mg/mlL,
B e % AR AR BB — 20 CC R EOBORAE A RO 6 N H L I R ETRE TR R 2
20 °C I AT BE RS IE (ROE A S W 5% B) .

3.4.3 #iAEER A MR E G050 R AR A AR R A ARG A VA 1.00 mL R R
% E W& B4 5.00 mL T — 50 mL & d, JHPEE A B 208, IWE IR h 4E4: R A WRE R
10.0 pg/mL, 44K ESETHBWE N 100 pg/mL, 7£—20 C FEECIRA A 8EAH .

3.4.4 YR A FIY4EER E bR RS TARW IR o0 A R4t A | A 44 R EIR SRR T
3% 0.20 mL,0.50 mL.1.00 mL.2.00 mL.4.00 mL.6.00 mL F 10 mL €25 & o, T H B e 5 &
ZIEE . Z R E RS 4R R A WRBE DN 0.20 pg/mL, 0.50 pg/mL.1.00 pg/mL. 2.00 pg/mL,
4.00 pg/mL.6.00 pg/mL, 44 E E WE N 2.00 pg/mL.5.00 pg/mL.10.0 pg/mL.20.0 pg/mL,
40.0 pg/mL.60.0 pg/mL. I FFTECH .

4 UEEFIEE

4.1 St RF & E R 0.01 mg,
4.2 ERKEIRG A .

4.3 i KA.,

4.4 HWAL,

4.5 EHMPCEET,

4.6 SR SFAEBOAE IR G A
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4.7  ESUBO A TE A SR MG I 2 R I ARG N R e ARG I 2
5 OWSE
51 HBHHE&E
B — B AR S R 2 4 o B R S GG TRE SO D L ROV R I E
5.2 iXEEAE
ER.EANMERNAEESEENLEYR ;AR FIBFERBEREAS S ; A1 3 72 5B 6 4

SRR, R B IR E IREE IR AR B XUAE IR 1E .
5.2.1 Bk

52.1.1 AEREMER

FREL 2 ¢ ~5 gORG I 22 0.01 @) £ ¥ A B A9 AR AFE 5% 50 gORS# 2 0.01 @) AR T 150 mL
TR B, BT ALY 20 mL iRK A, BINA 1.0 g IR 0.1 ¢ BHT, IS, A
30 mLIE/K S ANA 10 mL~20 mL SR AL B, L PR $5 IR ) J5 T 80 “CHEIR /KN =E ¥ 21k
30 min, BALE L EP R KGR EER,

S AL ] — B 30 min. WR ALYV E S VT A R I A ok A AV T I Y S K R AR ]

5.2.1.2 RIEMHEM

REL 2 g~5 gORHIE 0.01 @) B AP A AR AE B 50 g OIFAIE 0.01 @) MARHFE 5 F 150 mL
SRR BRI Y 20 mL IR/KIBA DA 0.5 g~1 g K. LA 60 CRBEOCEIRIED
30 minfi . BUH , M EE@ER A 1.0 g PLIR M B M 0.1 ¢ BHT, IR, A 30 mL /K ZEE,10 mL~
20 mLA S LA, B IR R A 5 T 80 ‘CIEIRAKBIR 2 AL 30 min, BALE L RIHB KIS H =
5.2.2 #RH

P AL A 30 mL K% A 250 mL B9 5 WUs =5 B, A 50 mL A I k- 2 BE IR AT IR T A B
5 min K FEERER E 5 — 250 mL W =F L mA 50 mL (IR & BER PR B, A IF8EZ .

FEL W R 2 A S o T W T AR B R
5.2.3 #%i%

HZ 100 mL AKEEHE, AFEE SR, BEKMERZE D% CTH pH &AW T EHF R
pH 1E) ., ZBR T E KA,

5.2.4 R4

W VRV Tk 2 28 TR BRIR 4M (29 3 @ B A 250 mL JEH: 78 B s A AR 4R, 20 15 mL A
ik i 3 AT S S TR R BRIR A 2 U, IF AN ZE RN S IR T ke 5 28 S AN s A 4 X T 40 °COK
T T 2R SRR A L TR R T 4 2 mL B BCR 2 AL LRV R AR R T . RS
UCRE 28 SO 3R B A i R 56 A2 2 10 mL b E R BZIE . WL 0.22 pm A PLR IEBE &
RCHAR AT D 7E
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53 BIESHFEH

OS5 HIIE .

a)  EIEAE . CoofE (HE K 250 mm, W42 4.6 mm, Ri4E 3 pm) , BUAH X &

b) 20 °Cs

O VHIAH ALK B TR, Ve AR B L3 1,

d) W#E:0.8 mL/min;

o)  EEAMGIIE K HEEE A N 325 nm4EAE K E N 294 nm;

0D 10 pL;

g) AR E S B AR (A 1 L Cl1

FE T dnELUB AR SR PRI AE 20 °C +2°C , mT B PEP A: 40 B SR 1A, i 3 A S K R0 HY s B8 Ok 5 .

2 WRES R RE o R E B AN B W -t R AT B Coo i SR R TR

3 A0 AR I L T FH T A D g RS I, X 2B R M A R N A B ) 8 R R B R M T e DL R I Dk K A
WAl 2 A R K 328 nmL R SHIEK 440 nm 4 E K K 294 nm. BB 328 nm.

R CBEF-RESURERELREHEBESEZEH

| WA A WA B i
min % % mL/min
0.0 4 96 0.8
13.0 4 96 0.8
20.0 0 100 0.8
24.0 0 100 0.8
24.5 4 96 0.8
30.0 4 96 0.8

5.4 fRAEMZKEHIE

AR OMR L E R AR R A YA R E ARl RS T AR 50 T A o RO 3% A0 L
SE A IO A U TR AR LA T B N A R A S0 R A R D R Al AR 42 T A v b e T LR I T R

5.5 HmillE

TR 28 oo AR €0 3% A A3 A, DA 06 TR AR SR T AR V5l 2o B 3R e v gt R SR B . 7R i
R BRI E 10 AR Al [R)— 03 A o 35 90k o o 00 A, A 4805 1) A 7 1
6 SMERERIR

AP 4R E R A BUEA R E & iU R .
_ e XV X /X100

m

X (1)

Gav
X — MR ASEAR EMEE AR A RO MOTE A 5 (ng/1000)  4E4E R E
B 2 B e (mg/100g) 5
o — ARAESRMEM LT R A P A R A B4R R E B9REE AN GO B T (pg/ mL) 5
4
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Vo AR RN Z T (mL)

100 — kB LAAE 100 7 P53 i 53 2R 40

m 71ﬁ1¢5@%#§’${ﬁjﬂﬁ(g)o

TS5 AR B =B BB

E AR ENNESEREH o EFH Y& (o-TE) TR, T T8 44 £ E(mg «-TE/100 @) =a-4 & B
(mg/100 @) +p-AF B (mg/100 g) X 0.5+ 7-AF B (mg/100 g) X0.1+6-4F M (mg/100 g) X0.01,

7 WEE
7 T L A P T 0T A 57 052 5 0 2 2 R B 3 P8R T 009 1026
8 At

MR 5 g EA 10 mL I HEA R A BYEAME IR 10 ng/100 g iE RN 30 1ng/100 g3/E
ARSI R 40 ng/100 g, R FR R 120 pg/100 g,

FTFE AERPHELITEMNNE EESRRBERIEX

9 R

R R 4R AR R E A ALV R S B R 4 i, P oo RO (5 3 15 S A B IR A 0 S L 2 S A
a A L SR E

10 FFI#F A4

BRAE 53 A UL A D5 3k B R 25 S e 2. JK O GB/'T 6682 ML B9 — 2K .
0.1 iXF

10.1.1 /K ZEE(C, H, OHD - @il , 48 50 R SRR Y R A RS I AL,
10.1.2  ZH[ (CH,CH,), O] /3 #r 4l &k I A & S & kS0l A2,
10.1.3 A7 ilBECC, H, O, 32N 30°C ~60°C,
10.1.4  Jo/KBRIREN (Na, SO, .
10.1.5 FECk(n-CoH,) : Aig%4l,
10.1.6 A EE [(CH,),CHOH]. %4l ,

10.1.7  #UTHEFHEEE [CH,OC(CH,), . k4l
10.1.8 HEE(CH,OH) . {44l ,

10.1.9 PRI (C, Hy O) - fa ik 4l

10.1.10  1.4-Z5NH( C,H O, a4k,

10.1.11 2,6-ZRUT X H 8 (Cps Hy, O) K BHT,
10.1.12 AHLRAWEL FLEH 0.22 pm) .,

al



GB 5009.82—2016

10.2 7 BE Y

10.2.1 AiMEE-Z B (1+1D) &8 200 mL A8k, n A 200 mL Z Bk, IR, I P HT BEC 6l
10.2.2  JishAf 1 C e -+ DRUT 3% HY LBk - DU S0k - Y B TR A W (20 +1+0.1) ]=90-+10, IIfs F B A #1 .

10.3 #REm

10.3.1 oA BF W (CyyH: O, ,CAS 5 :10191-41-0 ) . 4l E =95 % , 8L 45 [ F A E I 42 T br i 9 BE - 19
s ) 5
10.3.2 B-AB® (CysHis O, ,CAS 5 :148-03-8) « 4liiF =95 %0 , 5k 48 [ S A UE I 432 T b o 49 0k 45 14
WY I 5
10.3.3 A HE (CoxHis O, , CAS 5 :54-28-4) - 4l fF =95 % , 5 48 [ G E I 52 7 Ar 9 B E 5 19 b
WY T 5
10.3.4 S-AE M (Cor Hig O, . CAS %5 :119-13-1) 4l B =95 %0, 5 48 [ G IE I 2 7 A o 9 o E 5 1 b
HEY I

10.4 FREBREE

10.4.1 4R E WRMEM AR (1.00 mg/mL) 43 BIAREL 4 FiAE & By S A8 AR 1 5 4% 50.0 mg (MERf 2
0.1 mg), HIE/AK LB T 50 mL R EFEZE, WIHRIEEL N 1.00 mg/mL., KHERER
ERERFDR B G 7R —20°C RGO AU 6 4 H o I AR R 2 20 °C L IF SEAT
FEARZIE (R IE 7 5 LI S% B) .

10.4.2  4EA= 3K E bRufEdi b 0 fEu R AR A2 R OE BRERR & 7 4% 1.00 mL TR — 100 mL 24
o, RS BR SRS IR S A 2 25 2 20 8 IS W h AR R E & B B RS 10.00 pg/mL, %
HEAE—20°C TG AR A

10.4.3  ZiAE2 E bRl R0 TAEW W - o3 I HERR I e A= 2R E RS An ME W ) 0.20 mL,0.50 mL,
1.00 mL.2.00 mL.4.00 mL.6.00 mL T 10 mL #RE@Z &I, 1 sh A & 2 20 b fE R 5 4 Fif
AT B 4 A 0.20 pg/m1.0.50 pg/mL.1.00 pg/mL.2.00 pg/mL.4.00 pg/mL.6.00 pg/ml,

11 {XEEMig&

1.1 G Hr KF Bl 0.1 mg.

1.2 fHEKBHR G % .

1.3 i LA,

1.4 AWAL,

1.5 S5t

116 F [CHR W42 150 o sk 375 700 25 B

11.7 (R ORORE £ 35 50 A7 5 Sl e ) 2% 8 58 6 ) 4%

12 SHTER

12.1 X #Ed &
B — 2 BT AR TR R 2 45 4 R VRS G ABAE T RR SR L B YA RE L RI AE
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122 iXEELbE

EREANFERLAGESEEU YR SRR EERBEREAG IR LT E MR
ShLER . RATREE S IRIE .

12.2.1 +&E%¥iHA8

FREL 0.5 g~2 g WMFE(HERI = 0.01 @ F 25 mL MF A EMA . MA 0.1 g BHT, A 10 mL #i3h
AR5 SRR A RIS IR A E R B2 5], i fLAE N 0.22 pm FH LR IE L T A5 O3 FE IR
W RRIERE

12.2.2  Yhik .

FREL 2 g~5 g FEM QR E 0.01 @ F 50 mL B E.OE . IMA 0.1 ¢ BHT, 45 C/AKERLL. A
5 g LK BRER A . i i€ 1 min, IRAT, M 25 mL Ui 3l AH # 75 sl BEHR 9 42 1L, 250 % L WG % 2 4
A 20 mL JEhAHE Z B EL 1 WK, A 01 LI B WA R B S R AR B 4 A b, T 45 °C
IS T R ZE MR B M AR L B P R T 20 2 mL BT 28 RO ST B RS W T, I sh A
TR BB FITHEE R 10 mL AR, @8 2208, 85, Wikt 0.22 pm A HLRIEME G A&
BAOAH 0, 1  E

1223 RBR EX HHMETEEUHER

PREL 2 @~5 g #E bl GRERR 2 0.01 @)+ 3% P OISO 3 50 A HOISCH BOH: rh ity iy anh i o o 5 itk
JiE 5 OV R e 7% 22 250 mL ZE RN T 40°C K i rh R Z8 1R S0 48 = T IR 2 R T
10 mLyE sh K AR 6 B & 25 mL A& b, A 0.1 g BHT, 8 75 53108 e 4i 3% 1 ff J5 o I 2 4 2%
BRI A SR 0.22 pm A HLRUEK TR G BRI D, fr B RE

123 BESEEH

(ERT e SLR TR I

a) (O AE . BEE SR (HE K 150 mm, AR 3.0 mm KR 1.7 pm) giAH 435

b) 30 Cy

o) VLB IE C e+ DBCT 56 H I k- O Sk - H BEIR A (20+1+0.1) J=90+10;

d) Wi 0.8 mL/min;

e)  ICRMPE K BRI 294 nm, K EHEK 328 nm;

D PR 10pL,

FE TS 60 REIHE CHEK 250 mm 1448 4.6 mm BLAE 5 um) 4889 4 FiE 7 53 US4V ST IE C 61 100
TR (955 Y EL IR A

12.4  FRiE S B9 BIAE

AR OMR LR R 4ELE R E bR il R 5 TR 1RO AR e 3 e RS 20 O TR A RGO
ASCrF I A ey e AR, LA e TR A A A L A TR A YRR JRE A R A A 2 SR b o it 2L T R T
Tife.
125 H@mlE

TR 28 e SRR € 1 A o3 A, D0 A 0 TR AR SR AR 05 e o AR s v il e SRR B . A i
R BRI 10 AR il []— 03 A o 35 90k o o 00 ORGS0 1) A 7 1
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13 SWERMERR

R o EH W BT W - A R 6 A R RO R
_ e XV X /X100

X e (2)
m
GG L
X — EMHh o AFH L EFTH - AETHER - AFTHAN S &, BACNZ A 58 (mg/100 ) ;
p o MRIESRMEI LT BRI AN o« AT S ET B - T B O F W AWK A
HIg =T (pg/mL) ;
Vo —EAREBL BT (mL)
o —HEHETF(f=0.001);

100 — i AME P U A e AR 24

m 7ﬁﬁﬁﬁ%#ﬁ,$@jﬂﬁ(g)o

TS5 AR B = A BT .

E AR ENNESEREH o EFH Y& (- TE) FR, T T8 4 R E(mg «-TE/100 @) =a- A & B
(mg/100 @)+ A4 F M (mg/100 g) X 0.5+ y-4 F i (mg/100 g) X 0.1+8-4E F M (mg/100 g) X0.01,

14 BEE
TE S 25 F T ARG % 9 M 7 0 235 2R 0 446 XoF 25 (E AN A 0 B RSP (B 10 %,
15 H
LR 2 g A 25 mL B, SR F AR RN 50 pg/100 g, &R 150 pg/100 g,

BZFE KRAEPELEZIDMINE REGE-HEKRLE

16 JRIE

R IMAGEAE R D, MYEAR D, B[R ALK AR . 28 A AR HT £ B i i e Ak G 3 By 1R Je
UE 3 T T AR ) B I A [T R AR IR e A R 4 T o S AR 8 Z8OUAR (38 C oo AR 70 85, R IR B B kA L Y
PRI E

17 R+ A

BRAE 53 A BT AR J7 3k BT GRS e 4. JK O GB/'T 6682 ML B9 — 2K .
17.1 K

17.1.1 KK ZEE(C, H,OH) : il , A B A SRV FE K E T ES I AL
17.1.2 FidhiM iR (C;H;O4),
17.1.3  2,6- U T EEXTH B (C; Hyy O) fj#K BHT,
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17.1.4  VEKI G 1% 71 514 =>100 U/mg.
17.1.5 A (KOH),
17.1.6 LR TR (C,H O,) Aol
17.1.7 ECkn-CoHy) : (A4l

8

1
1

1

1

17.1.8  Jo/KBRIR 1 (Na, SO,) .
17.1.9  pH iK4E(pH JuH 1~14),
17.1.10  FEAHABGE (BEKS : 6 mL,500 mg,
17.1.11  HEE(CH,OH) . (A 4f,

17.1.12  HER(HCOOH) : A i 4l ,

17.1.13 W4 (HCOONH,) ; {04l ,

17.2 i FIEE

17.2.1 S AL (50 g/100 @) :50 g A EALHR A 50 mL K 2 A TR ST,
17.2.2 ZBROEE-TECREIFEI (5+95) I 5 mL ZFRZERIA S 95 mL IEC ke, IRE].

17.2.3 IR IECBEIETR (15-+85) : i 15 mL Z B LBE A F] 85 mL 1EC ke 1R 2],

17.2.4  0.05% W #R-5 mmol/L W R BV W  FREL 0.315 g H AR, N A 0.5 mL IR .1 000 mL 7K fift ,
IR,

17.2.5  0.05% W #2-5 mmol/L 2 & H B i - FREX 0.315 g R %%, A 0.5 mL HI#Z .1 000 mL HI
P 5 il o R RS

7.3 REm

17.3.1 4EEZR D, i fh SR (Cy H, O, CAS 5 .50-14-6) , 4[ J& =98 % , 8] 28 1 F N UE I 52 T b vfie
Yy O AE 5 04 A T

17.3.2 44K D, brdidh JHESALEE(Cy, Hyy O, CAS 5:511-28-4) , 4 fF >98 % , B 2 [ Z2 0 IE I % 7
o 90 SO AE 5 14 s 1 400 5

17.3.3  4E/E R D,-ds WHRIHE (CsHyy O-d;) 1100 pg/mlL,

17.3.4 44 R Dy-ds WARIE M (Cor Hy O-dy) 1100 pg/mlL,

17.4 FRERZEH

17.4.1 AR D, bR s . MEFRIRAEAE R D, brifEdh 10.0 mg. A% 4l T0 K & B i 0T 2 45

% 100 mL, W BE 2R 100 pg/mL, 5 88 B AR AIFD T . T —20 °CUKA &% JHARE . ARUH 3 4

Ao I R S8 409306 6 B A I LR 3 (e I 7 9 DL 5% B

17.4.2 422 D, bRvERE A 1A WERIAREZE A= 2 D, ARUE S 10.0 mg, H 3% 40 oK 2B 36 it )F E &

%10 mL, R BE L H 100 pg/mL, 5 E 100 mL B4 @K FH T, T — 20 °C ok48 3 3R AF A &L

W13 AN H o I PR 8 S0 43 56 0% B A% 1E Mk B (R I 5 vk UL 3% B .

17.4.3  #E4 2 D, il B P s W4 A2 3 D, FRifEfie #5% 10.00 mL, FH U S AHFR BT e 45

% 100 mL, K2R 10.0 pg/mL, AR 1 AN o MERRVR B4R OE J5 R EE 9T 43

17.4.4 225 D, o v 8] I« o 0 IR AR 2 D AR UEGE T 10,00 mL, FH I Sl ARG B O e 2%

% 100 mL AR R EA N 10.0 pg/mL AR 1A . dER T KR IE ROk ERTE .

17.4.5 A D, 4R DIRA br M FH W - B0 W I 4 A48 R D, M4 A 2 D, Ar o o o] i FH W45

10.00 mL, R SR B E A E 100 mL ¥ E N 1.00 pg/mL, A& 14H .

17.4.6 4EAEK D,-d, FIZEAER Do-d; WARTR G 3 3B 100 pL ¥R 100 pg/mlL 44 R

D,-d, A4 Dy-d, BRAERE &M 10 mL &8 B B E 25 Be AL 1 pg/mL IRA W, H3L
9
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W11MH.
17.5 REZRTBRBOE

Ay BIHER W B 4E A 2 D, A D IR A bR MESE AW 0.10 mL,0.20 mL.0.50 mL.1.00 mL.1.50 mL,
2.00 mLF 10 mL ff @R T & A4 AR D,-d, M4EEZE D,-d, WARIRA K 1.00 mL, F A
ERBZE RS AR R I T AR WO B 4 5% 8 10.0 pg/L.20.0 pg/L.50.0 pg/L.100 pg/L.
150 pg/1L..200 pg/L,

18 {UEEMiZHE

ST S IR A5 5 A A . 23 TR 31 0 B B T R A Mk
18.1 2 Hr K P il 0.1 mg.
18.2 W 14 1 25 BUTE IR %35 KV <A i BRI 45 R T RE
18.3 T kAN,
18.4 AL,
18.5 SN I,
18.6  FEHLA IR A% .
18.7  ZUIEEIRTENR T 7%
18.8 = HR R LAL: FH = 6 000 r/min,
18.9 R SRR €0 15 £ B B 315 A3 - 2l H W5 25 2 1 UL

19 HHTE

19.1 iKEEH&
W — 7 B O RE S R EOR S 4 0y R I BUS AEAE TRE R b Y A T, SRR E
19.2 iREEALIE
SE b o SR G 26 1 O IR L T RE SR G HRAE
19.2.1 B
19.2.1.1 REERHBHS

FREL 2 gC WERRZE 0.01 @) S BEAYIEE T 50 mL HEBLEH A 100 pL 4 E D,-d, Al
e R Dy-dy RS NARER A 0.4 g PUIRIMER , IIA 6 mL 29 40 “CHR/K ., i€ 1 min, il A 12 mL Z B,
TATE 30 s, FEIMA 6 mL S LB W W IE 30 s Ja i AE IR PR35 %% . 80 °C i L /K ¥ ¥ 3% 30 min
CHRE S 4 4 o B AT 43 F 5 min~10 min BUH B HE 0.5 min)  BUE AR KRR .

S — R AL 30 min. QR ARV EI S 0T A T I T AT e A B T I Y A K R AL

19.2.1.2 &iEHER

FREL 2 g(ERAZE 0.01 @) &I B A3 AE T 50 mL HZEB.LE F . A 100 pL 4E4: & D,-d, 1
Ye k&K Dy-dy IRA NFRIET 0.4 g TEMEE . A 10 mL 2 40°C /K , i A TH IR % 25, 60 C G 1H
TR 30 min J5 , BUR AR KB FEIR , 17038 215 1 B M B P ImA 0.4 g BUIR MR .12 mL B, 14 JiE
30 s, FHMA 6 mL S AALEIE R IR HE 30 s JE A HIRIR G #8517 19.2.1.1 B4k 30 min,
10
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19.2.2 &

[ ¥ 55 W 2R P A 20 mL IE & %€, I BEFEEL 3 min, 6 000 r/min 254 F &0 3 min, 55
JZEIE WA 50 mL B0 LA 25 mL KBRS 30 YKL FE 6 000 r/min Z&F R B0 3 min, B EZE AL
HH&H .

19.2.3 &L

A 1 I [ AR AR BOREAR Y ] 8 mL LR TR AL . 8 mL 1F C b5 47 . B4 R Ak A PR 6 mL
LR CR-1E e W (5+95) Kk k - FH 6 mL LR £ BR-1E O B W (15+85) et . Ve AE 40 C A
AT LI 1.00 mL BB, I8 BE 30 s. it 0.22 pm A HLZR 38 AL ES I 2

19.3 MUHFMESHE
1931 BESEEZHG

IS LI IE .

a)  Ci K 100 mm, FE4E 2.1 mm, BEDRPRI AR 1.8 pm) , BUAE 2 255

b) AR 40 °Cs

o) UBAH A:0.05% HR-5 mmol/L W R EL VW s i 8l AH B:0.05% W R-5 mmol/L HI iR & H B i
T 5 YL 3 AH VR R E L3R 25

d) W .0.4 mL/min;

e)  HEMEEE 10 pl,

®2 mIBBEEBEE

B} i) WA A WA B i
min % % (mL/min)
0.0 12 88 0.4
1.0 12 88 0.4
4.0 10 90 0.4
5.0 7 93 0.4
5.1 6 94 0.4
5.8 6 94 0.4
6.0 0 100 0.4
17.0 0 100 0.4
17.5 12 88 0.4
20.0 12 88 0.4

i S H 5 .
a) MK ESI
b)  EEAREE 375 C;
o) HRWME.12 L/min;
11
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) WEHEHL 500 V;

e) ZFAAE T 172 kPa;

D BYEHRE 4500 V;

g) TR 325 Cs

h)  FEEAFE:10 L/min;

D ZRN M (MRM) B,

B L HL R IR 9 B R L ER 3, S EI L Cl5

R3 HEED, NELEED, RiESEEHF

- 4 B4 B 1] BT EWTET Tl 45 W EET T Tl 45 W
- - min (m/z) (m/2) eV (m/z) eV
! 379 5
#HEED, 6.04 397 107 29
147 25
‘ 382 4
#A % D,-d, 6.03 400 110 22
271 6
X 367 7
ek D, 6.33 385 107 25
259 8
‘ 370 3
#: A Dy-d, 6.33 388 107 19
259 6

19.4  FRuE 2R B9 HIME

PR HEA R D, FIZELEZR Dy it 2R 50 AR R e AR e B B ik BEAR R A LA R D, (HEAE R
Dy 5 A0 [R5 28 A A A 0 T AR LU AR A b, DA AR 3R D, (HEAR 3R Dy A i 2R 51 A 90 38 DA A6 A B
SR R D, HEER D ARl £,
19.5 #ERNE

K o DR R0 MR U AR A 8 5 D00 0 5 R s U T AR L AR B s v b e A B 0 b 4R R R D,
HEA 2K Dy BHREE S AE I b B e 7 (RO 7 b v o 2k 2 P Vi R AT e P Y O L 9 HRORE
Wit 19.2 HEAT AL PR S FERERE 2T .

20 AmERMERR

AP AR D, HEER D &R G5
_p XV X f X100

X - ceeenn(3)
K
X —ilFEp AR D, (AR DOWMS . AT E 7 (pg/100 @) 5
o — AR HEM LT AR B AR P 4R 2R R D, (Bi4EAE R Do) B EE, B0 D Tl B 2
(png/ml);
V. — AR AT (mL)
;o WRAREG

100 — iR FE i LA 100 53t B 455 280
12
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m —ﬁﬁﬁﬁ’]ffﬁﬁi,iﬁﬁﬁ(gh
TS5 AR B = A A SO
e iR ER S EREAEE D, MAEAER D, HEEE DWW ESRUGELEE D, MgELEE D, S22 HE.
21 HEE
TE 5 VRS T BRAT 0 TR U 37 0 45 R 1) 268 X6 22 (E AN B i SRS (Y 15 %%,

22 Hft

MR 2 g N AR D, BRI R 1 pg/100 g, Ew R 3 1g/100 g; 4843 Dy YA H R
4 0.2 pg/100 g; PR A 0.6 1g/100 g,

FWE KERAPEEZDNUE SUHREREE

23 JRiE

P R 4E A R D, si4EE R Dy S A0 £ Wi i e Al CFr TR R 51 P e Ay ol I e ) | i K
el i i o P IE AR R AR 3%~ ) L SO R RGO (35 Cos i G380 18, 28 58 A0 il A 1
DA, AR EE (BOAMRED E i, W EgEE R D, /T AR Dy EASR s e 464 % D, /T ]
42 D, fENAR .
24 WFFNE AL

BRAE S5 A BT AR J7 3k B GRS e v 4. K GB/'T 6682 ML B9 — 2K .

24.1 Rk#H

24.1.1 KL (C, H,OHD - (il , 6 50 R S R i A A ik L AL,
24.1.2 PLRIMFR (CsHyOg) .

24.1.3  2,6-RUT B H W (Cs Hy O) - fif #8 BHT,
24.1.4 FEALH(KOH),

2415 IECKE(C,H,,0),

24.1.6 Al (C.H, O, WA A 30 °C~60 C,
24.1.7  TKEREREN (Na, SO, .

24.1.8 pH LK (pH {EHE 1~14),

24.1.9 HIEE. @k,

24.1.10  VEKIEE -5 S H =100 U/mg.

24.2 X3 EEHI

24.2.1 SRR .50 ¢ SAEALET A 50 mL KIEE B HGEEE T B 2 F AT .
24.2.2 TFoOlE-HOERATD Bl S mL FHRAEMAZ 992 mL ESkd B . BHEIS. & H.
24.2.3  WE-KERO5+1) 5 H 50 mL KA Z] 950 mL FIEEp IR AT A A, 2 H .

13
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24.3 R

24.3.1 #EAEFE D, FRMES E5EEE (Cye Hy OL.CAS 5:50-14-6) , 4l i =98 % , 5 45 [ 8 A 3 % T br
YE W) JSUE A5 ) B 9 I

24.3.2 HAEED, bR NS LR (C,, H,, O,CAS 5 :511-28-4) , 4l J# >98 % , i & [ 5 IAIE I 3% 7
T Y 400 U 5 18 o 0 5

24.4 FREREE

2441 HEAEZR D, bRUEM SR MEFIARIEAE FR D, frifES 10.0 mg. A AIT0K & B 0T 2 45
% 100 mL, i HKE AR 100 pg/mL, 58 B4R TR S, T —20 CUKF P& B ARH0H 3 4
H o i R 20306 6 B A 1E MR (RS IE 7 36 2 ILIHE SR B .

24.4.2 YEHEFR D, bRUERE AR EFARIUAE A R Dy ARUES 10.0 mg, H G 4 TC K £ BE W il 0T 2 45
% 100 mL, i W 2% 100 pg/mL, 5B E 100 mL AR @R FDE b T — 20°C vk 48 b %5 B A7 A
BOW 3 AN A LI TR SR AN SR VAR IE VR (R E RS UL S B) .

24.4.3 YA D, bR B HEGR WO AR R D, AR UERE I 10.00 mL, i Sh AR BT E A
% 100 mL,KBEZ N 10.0 pg/mL, AR 1A H , 0 B2 F AL E J5 vk BE 3T 35

24.4.4 YA D, bR B R HEGR WO AR R D AR UERE I 10.00 mL, I Sh AR BT E A
% 100 mL WFR AT W R 10.0 pg/mL, AR 3 A AR I B F A E J5 A vk BE AT
24.4.5 Y D, AR ifE R ER A A R D, bR R A 10.00 mLL AR SIR BIFE A R
100 mL MFR B R BEZYSH 1.00 pg/mL, HERH IR BE 4% 1 1 IS AU VR L4 57

24.4.6 Y D, ArifE R ER A A R D, bR AL A 10.00 mLL ARSI BIFE A E
100 mL MFR A BT R BEZYSH 1.00 pg/mL, HERH IR BE 4% 1 1 IS AU VR L 4T 57

24.4.7  bRUEFR GV WY O -

24.47.1 HHZEAR D, AENFRINEZEE R Dy B, 4 0 E AR BRAEE R Dy AR e S ) 0.50 mL,
1.00 mL.2.00 mL.4.00 mL .6.00 mL.10.00mL F 100 mL #& @2 &M &M A 44 2 D, WFRER
5.00 mL, F B 5 B 20 IR A, Mbs fE R 5 TAE W B 43 %1 0.05 pg/mL,0.10 pg/mL,
0.20 pg/mL.0.40 pg/mL.0.60 pg/mL.1.00 pg/mL,

24.47.2 HHZEAZR Dy AENBRINEZEE R D, B, 4 5 ERR URAEE R D, AR ifE 8 ) 0.50 mL,
1.00 mL.,2.00 mL.4.00 mL.6.00 mL.10.00 mL F 100 mL ## A& &I A 44 R D, WA’
5.00 mL, HIH BEEREZE RS, WA fE RS TAERE 5354 0.05 pg/mL.0.10 pg/mL,
0.20 pg/mL.0.40 pg/mL.0.60 pg/mL.1.00 png/mL,

25 {NEEFNIEE

SE I 0BT A LS A5 A A P T . 4 TR S 0 TE B TS A U
25.1 At RFEd ol 0.1 mg.
25.2  WEJIBERERS A I FE IR TIGE .
25.3  JiEiE A RAL,
25.4  EWAL.
25.5 EAMPCETT.
25.6  ABUALIR A .
25.7 2 ihi A I AH RO G R A HE R Al T S I 2 L E AR RS IC 500 pll RE IR,
25.8 SR R ACHRURE €538 3 M AL A SR A A R ARG I B L B RE SR 100 pL B EIR,

14
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26 HHMTE

26.1 XEHE
B — 2 B AR TR R 23 45 0 R VRS GABAE T RE SR BV R R A2
26.2 iXHEAIE

Ak P R s G 58 SO IR R R RERECERAE . ke S S A 4EAE R Dy mIH4EAE R D, N R
WA EHHEAZR D, n] AR Dy AR 5 75 00 HT SR 5E 1 o (5 5 2850 00 (0] Wi 5 BE 1 2 AR 220K .

26.2.1 AEEBEM

FRIUS g~10 g(HERA 2 0.01 @) 34 oAb #1450 g (MERR 2 0.01 ) IARHFE T 150 mL
SRS s B AR T A 20 mL~30 mL JE/K, A 1.00 mL P4 A5 (8 FH W Canil 2 4k 4: % D, , H
et R D, MERAR; Il e F D, H4EA R D, FEWAR D FMA 1.0 g PUIRIMER AN 0.1 ¢ BHT, R
5. A 30 mL Jo/K B ANA 10 mL~20 mL SR LB A W 2 d PR 4% IR 2105 THE IR G B P 4%
- 80 “C Il AL 30 min, BALJG 7B KIS B = .

S R AL ] 30 min. 1R AR W HUS L I VR L TS G AL 2 AR O T M A K R L

i i) .

26.2.2 HiERME®

FRELS g~10 g 2 0.01 @) 2 3 i 4b B 5 B R B AE 3 50 g RS 8 2 0.01 o) W IR K F
150 mLFJE B - B AR EE T I A 29 20 mL 7K . A 1.00 mL Y bRl 8 Cln il 52 4k 4= % D,
4 E R Dy E AR 2 464 E D, HZAEAEZ D, FENFRD L g TEMEE ., A 60 “CHE IR KB IR
30 min, [ BB P 1.0 g PLIR AR A1 0.1 ¢ BHT.IEA). A 30 mL JG/K ZBE,10 mL~20 mL
ARSI I PR R A S TR IR #E Ty B PR A% 1 80 °C Il i K2 Ak 30 min, B AL JE 7 B A K
BHBEERE.

26.2.3 #E

Fe 2 AL 30 mL AKE A 250 mL 5 W . ImA 50 mL A7 it . PR35 B 5 min K 2
W E Y — 250 mL WA WIR ST L im A 50 mL 9 4 Ji Bk U 2 B, A R B2 .

26.2.4 %%

FI29 150 mL /K e Y EJR L 2075 T 3 V. 2 R U R EE LA pH AT 0 R
pH {t) , E T IZAH.

26.2.5 R4

W VRV T B TE 2 2 TOKBRIR B (29 3 @) I8 A 250 mL Jef% 28 SO s A <k 46 & b, 112 15 mL 113
ik b e 2 T S B TCOK BRRR B 2 UK T AR RN L I A e e 28 e 4 el R e 4 A B L 1 40 “C oK
T 2R IR B G A R BE R R 29 2 mL WL IRCR AR AR E T N IEC K ER R 2 mL,
0.22 A3 HIL AR I RS0 9 3t 1 T 48 TE A w55 2800 AR (3 3R e o 4, AL T 00

15
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26.3 WEFH
26.3.1 #HEFD FiKEEL
26.3.1.1 ¥ FIEFEHESHEERIESERZH

e 1l £ WEAH OB (5% S % AT I T .

a) (AR R K 250 mm L AR 4.6 mm . RiAR 5 e, BEL[R) S5 PR RE A (L RE A
b)  WEIM e b IES B+ 1D FHH AR50 0.8 Y A S 5

¢) V.1 mL/min;

d) P 264 nm;

e) HIR:35°C +£1°C;

D R 500 pl,

26.3.1.2 HHIHEMASREBERERFERERRE

I#y 1.00 mL 44K D, F1 Dy b KT 10 mL B ZE R P, 78 40 °C 2 CTRZA R E
Wt BRI 10 mL IE CGedR G i . BOZIEI 100 pL FEACBOAH @35 A b I 2, 80 € 484 R D {R B
W] SRJEHE 500 pl R TE A HROAR (i (S0 AR 4 A2 3K D e v A TR P IR ]G 4 A 3R D R 4y
TE R, FREE T 40 CARB AR T BURHER A 1.0 mL BB, 508 Ik 3% W i, B 4E2E R D
07
26.3.2 RERBEBIESESH

SAHWAH 15 2 2% 250 anh

a)  EEA . Cft, H K 250 mm AR 4.6 mm, KiAR 5 pem, 3CH [F] A5 BE 1) (O35 4
b) A H 4K =95+5;

¢) VWi :1 mL/min;

) KPR 264 nm;

e) FER:35 °C £1°C;

0 100 pl,

26.4 #HRifE L EYHIME

PR GE A R D, BAEE R Dy AR RS TARWOE A SR @G5 A0 AR 4EA R D, MgEd: R
D, WETIAR DA 0 T AL O AR AR AR AR R D, sl A 3K Dy A vl AR W0 DA A A s 7 1) 222 7 2
AR D, B4R Dy bRiETZR

26.5 TERINE

W AR 2R D IE W 100 pl A BRCHIBAR @S0 45 20 155 00 4 55 P9 b 49y 1) 0 T AR L AEL S AR 9 A
e A3 B AR I P 4E A R D, (BAEE R DO R .
27 SWERRAB

AR 4EE R D, (B4 4R R D) & (O R
_ e XV X /X100

m

X

ceeeen(4)

16
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X

X — R PR D, (B4R DO W& & B B H 5 (pg/100 )

o —HUIEAREM A B AR P 4R AR R D, (BUZEE R D) B EE L BN B B 2 T
(pg/mL);

V. ——IECkEE AL BN Z T (mL)

fo R R R A AR AR AL

100 —— iR FE T DL 4 100 Foit B s 280

m iR ARER R BN AT (),

T 45 B B = A OB

16 5 2 M A T AR A5 10 W U S I 8 4 TR 1 A X 22 (AR AR i AR SE R 15 %
Hitb

LR 10 g I 4E4E R D, si4EA R D, MR 0.7 pg/100 g B RN 2 pg/100 g,

17
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Mt X A

Al TKRZEFERUREER X

AT R

A111 WEPRER,
A1.1.2 A&k,
A1.1.3 &K,

A2 RFIECH

A1.2.1 SYORBRAR A - FRH 5.00 g fHERER . M A 100 mL /KIE i, i A7 T4 DR

A 1.2.2 107 E A AN - PRI 10.00 g EAEALAN , A 100 mL /KW . A7 TR S IEH .
A1.2.3 BRI IR E 5 VOREIRAR . L E AR L TOTE FERT I I AR 10 %0 S AL
K UUTE P ZUK B UUTEH R

A 13 BEFAE

W2 mL AR TS P A D B Z R A PRI SR AR A B e A AR
Bo SN, W Rs LW A T .

A4 R

o 35 40 1 JC K LB A L BEE AT B EE AL PR Y 2 o R AR S T /D Bk L L 4 g AR
BTFROERCEWNEMA 1L Y IREG CERA 2 d R KRR, 20008, B2 P 2218,
#2150 mL ¥ .

A2 ZBpEEUMKRETR X

A2.1 RFH

A2.1.1 WALAR,
A2.1.2 TER.

A.2.2 kB

A.2.2.1 10 % BAL A AT FREL 10.00 g BUALAR A 100 mL /K A A7 T b D
A.2.2.2 0.5V PEMTEW . FREL 0.50 g ATEEMEVERY . IMA 100 mL K& i, il A7 Tl K

A2.3 BIEAE
5 mL ZEEA 1 mL10 % AL 40 A W . PR3 1 min, /K E R H A 4 7 0.5 UIEM AR . KEE
W, LG A

18
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A2.4 ZRAE

o 1 35 211 TC K £ Tk SO BUAT R HEA T FE 2% L T A% LTk T 7R 2SR P B Al Bk 22 B Al B F
2% 100 W HRRORT 10 D0 5% B K

19
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Mt % B
HERADERERRRERER X

b F A MR R D AR E AR EC KIS 7 R A 2 R B AT RO AR R E T

a) B AR EAR AV 50 pL T 10 mL M@ AR, K B A 2208 IR 5,
1 em A7 58 FL AR, LA /K S BN 25 A5 B, #4038 B A I I 4 0 s LI Y

b)Y R D, HEAE D, FRMERE A 100 pL T4 10 mL Bk ORI e K 2B
ERBZIE GRS 1 e GE A, LLEK BN S A S . 353R B A2 3K
S LW BE

o I o AEFH W S AE B W - L H M 02 B AR TE RS A VAT 500 pL T 45 10 mL AE A R
WP K B E R EZE R 1 em AR LA, LK RIS AS I, kR
BT 9 4 s L R

g rE R A il R E diged: R Dk E#% 0B DA,

x =4 2101 e (B
X
X A RIS MER RO B PR O R T (pg/mL)
A A R R P 2 2R AR A
10" —#5E R AL
E AR 100 s RECHS AR Z AR B A O R BUILER B
Bl MEBRKERBEIRKERHY
EEa%7] P /nm EQ% L@ R %0
oL BB 292 76
BHEH W 296 89
yAEH W 298 91
- H 298 87
AL 325 1835
#eE R D, 264 485
4eE R D, 264 462

20
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Mt % C
ik E

C.1 4B R EArUER IR Coo BESCAH G35 K WA C.1,

15.0

mAU
dela-ipmy  ERE
10. 0
alpha-"E & B
5.0
0.0 -~ -
#/min
5.0 T T T T T T T T T T T

T T T
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0 22.0 24.0 26.0 28.0 30.0

B C1 #EZERERE CGHERERIERE

C.2 YT ARUER W Coo B RA IS (2.5 pg/mL) WE C.2,

100

mAU

VA

75 |
504
25 ]

L
T N /1.

0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0 22.0 24.0 26.0 28.0 30.0

B C2 #ERARERRECoERHEEIEREQ2.5 pg/mL)

C.3 4R EARME B S A i UL C.3.

beta—4E BBy
2.5+
gamma—4 B By
2 -«
alpha—4E &}t

1.5 1 delta—"E BBy

11
0.57 L

0 5 10 15 20 25
{/min

C3 H#ERENMERABEEHEBIEE

21
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C.4 4R D M4EAER D-d, IRETRHERIK 100 pg/L B MRM Fik gk K LK C.4.

%xloz #AEKD, 385>107
1 3

0

#ERD,d, 397>110

) 8

I N £\

0 Ny YWAN

4 FD, 397>107

5 A

0
X101
4 4 FED,~d, 400>110
2
0
2.5 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8
#/min

C4 HEZDMAELEZE D-d;, BEHFABFR 100 pg/L B MRM JRif @ik E

C.5 Wit iRngeE R D ML R D-d; IRAARMER I 100 pg/L B MRM Bk @ik LA C.5.

2
%x 10 HAEED, 385>107
1
0 __A
1
X
s YD, ~d, 397>110
2.5
0 o
102 YD, 397>107
0-5 Lﬂ_h/v/\_,_ﬁ
o~
Xl Y4 FED,~d, 400>110
2
0 J

2.5 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8
t/min

B C5 MMpRmMEER D MYELEE D-d, BEHERK 100 pg/L B9 MRM FTik & i E

22
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